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Organics by Gas Chromatographic/ Mass Spectrometry 

EPA 625                                                                                                                                                      

Facility Name:____________________________________________________________VELAP ID_____________________ 

Assessor Name:______________________Analyst Name:_____________________Inspection Date_____________________ 

Relevant Aspect of Standards Method 
Reference 

Y N N/A Comments 

Records Examined:  SOP Number/ Revision/ Date ____________________________ Analyst:________________   

Sample ID: __________________ Date of Sample Preparation:____________  Date of Analysis:______________     

Was glassware heated in a muffle furnace to 400
o
C for 

15-30 minutes after washing OR rinsed with acetone or 
hexane? 

3.1 
    

Were samples collected in glass containers? 5.1, 9.1     

Was sodium sulfate purified by heating at 400
o
C for four 

hours? 
6.6 

    

For internal standard calibration, were at least three 
concentration levels of standards used, with one 
standard near but above the MDL? 

7.2.1 
    

Was the working calibration curve or RF verified each 
working day by the measurement of one or more 
calibration standards to within ±20%? 

7.3 
    

Were 5% of samples spiked? (At least one per month.) 8.1.4, 8.3     

For DOCs, did average recoveries and standard 
deviations meet the criteria of Table 6 (see attached)? 

8.2.5 
    

Were samples iced or refrigerated at 4
o
C from the time of 

collection until extraction? 
9.2 

    

Were samples checked for residual chlorine and 
dechlorinated with 80 mg sodium thiosulfate per liter? 

9.2 
    

Were samples extracted within 7 days of sampling, and 
were extracts analyzed within 40 days of extraction? 

9.3 
    

Was the sample meniscus marked on the bottle for 
volume determination? 

10.2 
    

Was each sample adjusted to pH > 11 with NaOH? 10.2     

Were empty bottles rinsed with 60 mL of methylene 
chloride, which was then transferred to the separatory 
funnels? 

10.3 
    

Notes/Comments: 
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Organics by Gas Chromatographic/ Mass Spectrometry 

EPA 625                                                                                                                                                      

Relevant Aspect of Standards Method 
Reference 

Y N N/A Comments 

Separatory Funnel Extraction 

Were the separatory funnels shaken with venting for 
two minutes and then the organic layer allowed to 
separate for at least ten minutes? 

10.3 
    

If emulsions of greater than one-third the volume of 
the solvent layer formed, were mechanical techniques 
employed to complete the phase separation? 

10.3 
    

Was the methylene chloride layer collected and 
extracted? 

10.3 
    

If the emulsion could not be broken, was the sample, 
emulsion, and solvent transferred to a continuous 
extractor and that method employed? 

10.3 
    

Were two more cycles of the extraction procedure 
repeated on the sample containers and separatory 
funnels, using two more 60 mL portions of methylene 
chloride and combining the final extracts?  (This is the 
base/neutral fraction.) 

10.4 

    

Was the pH of the aqueous phase adjusted to pH < 2 
with sulfuric acid, extracted three times with 60 mL 
methylene chloride, and the final extracts combined?  
(This is the acid fraction.) 

10.5 

    

Were both the base/neutral fraction and the acid 
fraction filtered through a solvent-rinsed drying 
column containing 10 cm anhydrous sodium sulfate 
and collected in a Kuderna-Danish (K-D) 
concentrator? 

10.7 

    

Were the flasks and columns rinsed with 20-30 mL of 
methylene chloride to complete the transfer? 

10.7 
    

Were one or two clean boiling chips added to each K-
D fraction, and a three-ball Snyder column attached 
to each evaporation flask? 

10.8 
    

Were fractions evaporated in a water-bath at 
temperatures needed to complete concentration to 1 
mL in 15-20 minutes (approximately 60-65°C, 
adjustable)? 

10.8 

    

Were the flasks allowed to cool and rinsed into 
concentrator tube with 1-2 mL of methylene chloride? 

10.8 
    

Notes/Comments: 
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Organics by Gas Chromatographic/ Mass Spectrometry 

EPA 625                                                                                                                                                      

Relevant Aspect of Standards Method 
Reference 

Y N N/A Comments 

Were tubes concentrated again with two-ball Snyder 
columns to 0.5 mL within 5-10 minutes (same temp.)? 

10.9 
    

Were flasks cooled and rinsed into tubes with about 
0.2 mL acetone or methylene chloride, adjusting the 
volumes up to 1.0 mL with solvent? 

10.9 
    

If extracts were to be stored longer than two days, 
were they transferred to Teflon-sealed screw-cap 
vials? 

10.9 
    

Continuous Extraction (For serious emulsion problems) 

After adding sample to the continuous extractor, was 
60 mL of methylene chloride used to rinse sample 
bottle and added to the extractor? 

11.2 
    

Was the bottle rinse repeated with 50-100 mL of 
methylene chloride, and rinsing added to the 
extractor? 

11.3 
    

For the base/ neutral fraction, was 200-500 mL 
methylene chloride added to the distillation flask with 
enough reagent water to allow for proper operation? 

11.4 
    

Was aqueous phase adjusted to pH<2 using sulfuric 
acid and extracted as in 10.6 through 10.9, with 500 
mL of methylene chloride added to a clean distillation 
flask which was then attached to the extractor? 

11.5 

    

Were extractions performed for 24 hours? 11.4     

Were dryings, concentrations, and sealings of both 
the base/neutral fraction and the acid fraction extracts 
done according to steps 10.6 through 10.9 (see 
checklist page 2)? 

11.4 

    

Each day base/neutral fractions were analyzed for 
benzidine, was the benzidine tailing factor calculated 
to be less than 3.0? 

12.4 
    

Each day acids were analyzed, was the tailing factor 
for pentachlorophenol calculated to be less than 5? 

12.5 
    

Each day of analysis, was 2 µL of decafluorotriphenyl 
phosphine (DFTPP) standard solution (25 μg/mL) 
injected, and were the m/z criteria in Table 9 
confirmed before any samples were analyzed? 

12.3 

    

Were internal standard solutions added to the sample 
extracts immediately prior to injection? 

13.3 
    

Notes/Comments: 
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Organics by Gas Chromatographic/ Mass Spectrometry 

EPA 625                                                                                                                                                      

Relevant Aspect of Standards Method 
Reference 

Y N N/A Comments 

Were 2-5 µL of samples and standards injected into 
the GC using the solvent-flush technique? 

13.4 
    

Were extracted ion current profiles (EICPs) obtained?  
(These are plots of m/z abundances versus time or 
scan number.) 

14.1 
    

Did the characteristic masses of each parameter of 
interest maximize in the same or within one scan of 
each other? 

14.1.1 
    

Did the retention time fall within ±30 seconds of the 
retention time of the authentic compound? 

14.1.2 
    

Did the EICPs have relative peaks heights of the 
three characteristic masses which fell within ±20% of 
the relative intensities of these masses in a reference 
mass spectrum? 

14.1.3 

    

Were structural isomers identified as isomeric pairs 
except when the baseline valley heights between the 
isomers was less than 25% of the sum of the two 
peak heights? 

14.2 

    

Notes/Comments: 
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